. Analytical HPLC traces of peptides 3-7. Fmoc-γ 4 -Ile-OtBu (S2) Standard Procedure A was followed using 1.149 g FmocIle Weinreb amide (2.89 mmol), 23 mL tetrahydrofuran, and 124 mg lithium aluminum hydride (3.27 mmol). The resulting aldehyde was subjected to Standard Procedure B using 15 mL tetrahydrofuran and 1.092 g (tertbutoxycarbonylmethylene) triphenylphosphorane (2.90 mmol). The crude mixture was purified using column chromatography (20% ethyl acetate in hexanes) to afford the product as a white solid (815 mg, 1.87 mmol, 64% yield over 2 steps).
[α] D = −3.4 (c = 1.00, CHCl 3 ). This compound exists as a mixture of conformers on the NMR time scale. Existence of two conformers is precedented for similar Fmoc-protected compounds. 
Fmoc-γ
4 -Glu(tBu)-OAllyl (S3). Standard Procedure A was followed using 1.835 g Fmoc-Glu(tBu) Weinreb amide (3.92 mmol), 30 mL tetrahydrofuran, and 162 mg lithium aluminum hydride (4.27 mmol). Standard Procedure C was followed using 3.06 g phosphonium (6.27 mmol), 960 μL DIEA (5.51 mmol), and 39 mL toluene. The crude mixture was purified using column chromatography (20% ethyl acetate in hexanes) to afford the product as a white solid (1.272 g, 2.59 mmol, 66% yield over 2 steps). 
Fmoc-γ 4 -Thr(tBu)-OAllyl (S4)
. Standard Procedure A was followed using 2.385 g Fmoc-Glu(tBu) Weinreb amide (5.41 mmol), 43 mL tetrahydrofuran, and 228 mg lithium aluminum hydride (6.00 mmol). Standard Procedure C was followed using 4.22 g phosphonium (8.64 mmol), 1.35 mL DIEA (7.75 mmol), and 54 mL toluene. The crude mixture was purified using column chromatography (20% ethyl acetate in hexanes) to afford the product as a colorless oil (1.652 g, 3.56 mmol, 66% yield over 2 steps). 
Standard Procedure D:
To a stirred solution of ester in 5 mL dichloromethane was added 5 mL trifluoroacetic acid. The reaction was stirred 4 h, concentrated, solvent-exchanged with chloroform three times, and purified using column chromatography. 
Fmoc-γ 4 -Ala-OH (S5

Fmoc-γ 4 -Ile-OH (S6)
. Standard procedure D was followed using 815 mg S2 (1.87 mmol). Column chromatography (50% ethyl acetate in hexanes) afforded the product as a white solid (659 mg, 1.74 mmol, 93% yield). 13 (m, 1 H) 
Standard Procedure E:
To a stirred solution of allyl ester (1 equiv) in dichloromethane (0.1 M) was added tetrakis(triphenylphosphine)palladium (0.1 equiv) and triethylsilane (5 equiv). The reaction was stirred 3 h, then diluted with ethyl acetate and washed once with 1 M HCl and twice with brine. The organics were dried with magnesium sulfate, concentrated, and purified using column chromatography.
Fmoc-γ 4 -Glu(tBu)-OH (S7).
Standard Procedure E was followed using 71 mg S3 (0.14 mmol), 18 mg tetrakis (0.016 mmol), 115 μL triethylsilane (0.72 mmol), and 1.4 mL dichloromethane. Column chromatography (50% ethyl acetate in hexanes) afforded the product as a pale yellow solid (15 mg, 0.033 mmol, 23% yield). 
Fmoc-γ 4 -Thr(tBu)-OH (S8).
Standard Procedure E was followed using 1.517 g S4 (3.27 mmol), 378 mg tetrakis (0.327 mmol), 2.6 mL triethylsilane (16 mmol), and 32 mL dichloromethane. Following a silica plug eluting with ethyl acetate, column chromatography (20% → 50% ethyl acetate in hexanes) afforded the product as a pale yellow solid (905 mg, 2.14 mmol, 65% yield). 
